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General Information
Unless otherwise stated, All glassware was dried before use. All solvents were used in p.a.
quality. All reagents were used as received from commercial suppliers unless otherwise stated.
Reaction progress was monitored using TLC on aluminum sheets coated with silica gel 60 with 0.2mm thickness (Pre-coated TLC-sheets ALUGRAM® Xtra SIL G/UV254). Visualization was achieved by UV light (254 nm and 363 nm) and/or by treatment with potassium manganite (VII) and heat. CC was performed using silica gel 60 (230-400 Mesh, MERCK AND CO.). All 1 H-NMR, 13 C-NMR, spectra were recorded on BRUKER AVIII400 in CDCl3. Chemical shifts (δ) were given in "parts per million" (ppm), referenced to the peak of TMS (δ = 0.00 ppm), using the solvent as internal standard ( 
Preparation of Starting Material
GP1:
The respective acid (10.0 mmol, 1.0 equiv.) was dissolved in dry THF at rt in a 250 ml open round bottom flask equipped with a stir-bar. One pellet of LiAlH 4 (20.0 mmol, 2.0 equiv.) was added to the reaction mixture and stirred for 4 h at rt and then overnight at 50 °C under reflux.
The reaction was quenched by addition of a sat. potasium sodium tartrate solution. The organic phase has been decanted and the solid residue washed with Et 2 O. The combined organic phases were dried over MgS0 4 and the solvent removed under reduced pressure to obtain the corresponding alcohol. The compound was used in the next step without further purification.
5-Phenylpentan-1-ol
According to GP1, 5-phenylvaleric acid (1782 mg, 10.00 mmol, 1.0 equiv.) and LiAlH 4 (759 mg, 20.00 mmol, 2.0 equiv.) were reacted in THF (75 ml) and the 5-phenylpentan-1-ol was obtained as a pale yellow oil (1624 mg, 8.90 mmol, 89% 142.7, 128.5, 128.4, 125.8, 63.1, 36.0, 32.8, 31.4, 25.5 3348, 3085, 3063, 3027, 2932, 2858, 1603, 1495, 1454, 1054, 1012, 746, 699 cm -1 .
3-(p-tolyl)propan-1-ol
According to GP1, the 3-(p-tolyl)propan-1-ol was obtained as a pale yellow oil (1624 mg, 8.90 mmol, 89%). oil (1.93 g, 12.9mmol, 64.4%). 
GP2:
The respective alcohol (10.0 mmol, 1.0 equiv.), I 2 (11.0 mmol, 1.1 equiv.) and imidazole (20.0 mmol, 2.0 equiv.) were dissolved in 40 ml dry DCM and stirred at rt. After 5 min, a solution of triphenylphosphine (10.5 mmol, 1.05 equiv.) was added and the resulting mixture was stirred for 1 h. The reaction was quenched by addition of a sat. Na 2 S 2 O 3 solution. The reaction mixture was extracted with DCM, the combined organic phases were dried over MgSO 4 and the reaction mixture reduced to 20 ml. After addition of 100 ml Pentane, the reaction mixture was reduced to 10 ml, filtered, washed with Pentane and concentrated under reduced pressure. The residue was purified by column chromatography on silica gel. 3083, 3061, 3025, 2932, 2855, 1603, 1495, 1453, 1427, 1352, 1251, 1225, 1206, 1167, 1117, 1072, 1030, 908, 744 , 698 cm 128.5, 125.9, 35.9, 33.6, 30.5, 30.3, 7 3083, 3060, 3024, 2928, 2853, 1943, 1871, 1803, 1740, 1602, 1494, 1452, 1426, 1198, 1164, 1078, 1029, 907, 842, 792, 745, 696, 606 cm -1 .
1-(3-iodopropyl)-4-methylbenzene
According to GP2, 1-(3-iodopropyl)-4-methylbenzene was isolated as a yellow oil (2.63 g, 10.1mmol, 79%). 1 H-NMR (600MHz, CDCl 3 ): δ = 7.12-7.07 (m, 1H), 3.17 (t, J = 6.8Hz, 2H), 2.69 (t, J = 7.3Hz, 2H), 2.32 (s, 1H), 2.14-2.08 (m, 2H). 5, 135.8, 129.3, 128.6, 35.9, 35.2, 21.2, 6.6 3007, 2921, 2653, 1514, 1446, 1424, 1276, 1261, 1210, 1165, 802, 766, 755, 746 cm −1 .
GP3:
To a flame dried 100 mL round bottomed flask, trimethyl(prop-1-ynyl)silane (16.0 mmol, 1.6 equiv.) was dissolved in 50 ml dry THF. The reaction flask was cooled to -30 °C and n-BuLi (15.0 mmol, 6 mL, 2.5 M solution in hexanes, 1.5 equiv.) was added dropwise. After 1 h the respective alkyle iodide (10 mmol, 1.0 equiv.) was added drop wise and the solution was allowed to warm to rt over 4 h and then stirred overnight at 50 °C under reflux. The reaction was quenched by addition of a sat NH 4 Cl solution. The reaction mixture was extracted with Et 2 O and the solvent removed under reduced pressure. The residue was purified by column chromatography on silica gel.
Trimethyl(6-phenylhex-1-yn-1-yl)silane
According to GP3, Trimethyl(6-phenylhex-1-yn-1-yl)silane (1178 mg, 4.5 mmol, 1.0 equiv.), trimethyl(prop-1-ynyl)silane (712 mg, 7.2 mmol, 1.6 equiv.) and n-BuLi (6.8 mmol, 2.7 mL, 2.5 M solution in hexanes, 1.5 equiv.) were reacted in THF (23 ml) and the Trimethyl(6-phenylhex-1-yn-1-yl)silane was isolated after purification by column chromatography (Pentane) as a colorless oil (985 mg, 4.3 mmol, 94%). 5, 128.6, 128.4, 125.9, 107.5, 84.7, 35.5, 30.6, 28.2, 19.9, 18.4, 0.3 3063, 3027, 2937, 2859, 2173, 1604, 1496, 1454, 1428, 1326, 1248, 1067, 1049, 1030, 981, 936, 838, 758, 698, 640 cm -1 .
Trimethyl(7-phenylhept-1-yn-1-yl)silane
According to GP3, Trimethyl(7-phenylhept-1-yn-1-yl)silane (1778 mg, 6.5 mmol, 1.0 equiv.), trimethyl(prop-1-ynyl)silane (1019 mg, 10.4 mmol, 1.6 equiv.) and n-BuLi (9.7 mmol, 3.9 mL, 2.5 M solution in hexanes, 1.5 equiv.)
were reacted in THF (33 ml) and the trimethyl(7-phenylhept-1-yn-1-yl)silane was isolated after purification by column chromatography (Pentane) as a yellow oil (1281 mg, 5.2 mmol, 81%). 6, 128.4, 128.2, 125.6, 107.5, 84.4, 35.8, 28.4, 28.4, 19.8, 18.3 
GP4:
The respective compound (1 equiv.) and K 2 CO 3 (2.0 equiv.) were dissolved in MeOH (ca. 
Hex-5-yn-1-ylbenzene
According to GP4, Hex-5-yn-1-ylbenzene (956 mg, 4.2 mmol, 1.0 equiv.) and K 2 CO 3 (1158 mg, 8.4 mmol, 2.0 equiv.) were reacted in MeOH (14 ml) and the corresponding alkyne Hex-5-yn-1-ylbenzene was isolated after purification by column chromatography (Pentane) as a yellow oil (613 mg, 3.87 mmol, 93.3%). 128.5, 128.4, 125.9, 84.6, 68.5, 35.5, 30.6, 28.1, 18.4 = 3299, 3063, 3027, 2938, 2860, 1604, 1496, 1454, 1432, 1328, 1084, 1031, 747, 699, 639 cm -1 .
Hept-6-yn-1-ylbenzene
According to GP4, Hept-6-yn-1-ylbenzene (531 mg, 2.2 mmol, 1.0 equiv.) and K 2 CO 3 (303 mg, 4.4 mmol, 2.0 equiv.) were reacted in MeOH (8 ml) and the corresponding alkyne Hept-6-yn-1-ylbenzene was isolated after purification by column chromatography (Pentane) as a yellow oil (329 mg, 1.9 mmol, 88%). 6, 128.4, 128.3, 125.6, 84.6, 68.2, 35.8, 31.0, 28.4, 28.3, 18.34 3303, 3062, 3026, 2933, 2857, 2118, 1603, 1496, 1454, 1433, 1264, 1030, 741, 699, 634 cm -1 .
1-methyl-4-(pent-4-yn-1-yl)benzene
The residue was purified by column chromatography on silica gel (4% EtOAc in Heptane) and 1-methyl-4-(pent-4-yn-1-yl)benzene was isolated as a yellow oil (1.46 g, 9.2mmol, 92.9% 
